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(2) 



ttMV9-208584 




■-ccm-fcHpii— j<— ^ 




til*»A>9«SE»ttr. nl*2*»fc 1 20>S»*>J?*\ 
BOM. 

X*— (a^B-com- (capn— 



(n) 



[«3J 

H,C=CMO0HH- (C^)b— H— ^ 



(n' ) 



SCir«f. nt±2*»£l 2««»t*t. 
[<fc4j 



(ffl) 



iyi- (ag n — n-^ 



(IV) 



nli2*»*, 1 205fi***rr. 



30 



40 



(I) 



II (V) 




5£V«K Rtf***>fc*. R'tt. #a»l~8Ta*» 

*si,xi>t*vr*'ii;4*it. aawti-s-ttWMi 

^*LttJ:vvNOTA'*y-f A*. #a»l~l 2T 
-O-evULt/NDyv, — ho* * v*J±X F* 

1 -8T*«W**L'C t» J: ^T^3*^*iWf=*' 
X. K»l~8V*H!t«*LTt,J:vv>xnTrt'3# 
**HilW»l~l 2-CO"tfV« 

j;v>7x- iPT^a iHMrSW. 

R. R'*t-ofc:*oT^ay:^ -ho**ntt.*F 

*. n«2*»#>l 2<0MMr*-f. 

Ht7l 



R R*N" <CH,)n— N— ^ 



(VI) 



50 



3«V1«K R#**«fc*. R'«. **«1~8T#* 
«fc$f L/C fc IwnoT/I'* V 4 1 — 12 

1 2"C"*>'-<£>'«±'Noyv. =M3**V*tt>l«*s<' 

S. |»Rl~8T*H!t«*WL/CfcJ^VNOT/W3* 



J: 



Ifc8) 

R R'N-(CH t >n— NH 

Or » 

j 

3tvil*. R****<0i:*. RUL «**1~8T4H* 
ft*«LTt.Jt»7 > *jfr>'<f*ft. ft*ftl~8T#* 
*fc*LTt>.*vv»aT/U;&y'4;Ht. ft*Rl~l 2 

**WUTt>J:v»?x^T^y-(/m. ftftftl — 
1 2T'CX>'aLh/\D*'V. - h o**m±* Uri^ 

■JMI^tTtiv^iy^^r/^y-f^l. ft* 

j ft. ft**l~8T4MM«rLTfc.fcVv\or*3* 

I **v*ift*»i--i2"c<>'*>'« 

*i<ftft»*#LTfc*k>*«HWWSF«WW- 

j [ft*JHl 0] te^iiit*s*i*^*«mw*. 

[<fc9] 

RR'N-(ay„— nh o 

ftVHI*. R#**»fc*. R'U. #WWftl~8T# 
ftfttftUTiJ^T/l^y-f/tft. 

2 TN. v-tf ^«±y no r > . ^hn*>&Mi> f-4f-^» 

^ftftftfc-SfLT t jtv>7x y^^rn'^>-f ft 
*ft i — 8T#ftftfc* lt tufcur/t-a^s^/wsKx 
/m. ftiaft l -er^tfttirLr t JrvvNorn^a 

^i/*^*^, **mift*ftl~-12T<>'<>' 
R. R'& — X^nXADyy. -ho*>*v^i>h 

[0001) 

mtojLV&t.xr$yftm**L. 7>tr-ttft»ft* 5 



(3) ft»*9-20 584 

4 

[0002] 

[ flatoftft] r h e-ftftftftojeftca. 0 

«a»fcX"^o-f RHO^fflfctttxy 5>ftA*ntt 
ltTPA^-HH«rt»WT«ir*J9. MM! 
SSL TUWs (r- • **) »£K£. PUVA 
( y 9 UV-*iW»HHW ) Kg. 

10 *fc<0Ttt*<. ftCX^O* K*fflWi. tttfttiA 
v^MBiftt: J: £ft«<>4» • ^ftftftttft • ftc . 
«« «»fttt»if<0«frl8*TOHttfoT^*. ft 
ft. The-HtftftftjfiftVWSTftllA^O^ 
f-a^fftSHatoHioo** (<PJil*e.ft£ftft. 
27 [staple 16] 597-602. 1995. /Mfff 

ftffftft. 27 [amvle 16) 603-609. 
1995). TMr-ttftftftftftCli^ril. Thl 
-NJWt-ftftfc T h 2 ^/t-«B«A? V A<VF*jft 
«tot.Th 2«ftttattS(cft 9 . Th 2«ft*6 

h*<T VtP ftBftAmft ft. tnMVOKfiBO 
4Hfc - «ft - L&ZifX&Zni, tMdWfi 

**fc*oTwt. «->t. Th 2aBfffi»iWti 
-f x o>***Wfttft*4r*«*£*iT 

*». »**S^ftOjfrCftftV* 

[0003] — ftC ftfKfta: t KOftJttCtBKtS 
t«4ft»k 4 -8WB»tabti: * 0 24—4 

8*H»«w*iftftra6#£t*. ftst-maMas. 
T*>->w, ^BTttuE-emnuft^nu 

ate phase reaction of the type I allerjyTAO. T 
h 2^/t-«B • »WBM*ft<«foo-0>* fcftifc 
*l*«fc5«r->*: <»?5cW. Bftftfi. 27 (5) . 
564-574. 1995) . ZtoXilZ. Tht-ft 

ft»ftttn^9fcftft&o»«rPA^r-fte«qft9-r« 

K> m&T*>*). ftftSKJ60ft**;&r:XA{,»-rt#5r 
Hfcfti *KJEft«B^^r 

^■^-^-aamaais-Jakw. *>i>Mi*aaua«ji 
?z>uMimmxfiTv*<-wMxmtzi,m*) tax 

) [ 0 0 0 4 ) *»»THt^ftfca«L/i{t^1to6« 



(4) 



*flW9-208584 



sr/[4. 5-cj*yy>'-4-rs>«tfc 

V[4. 5-c]^y'J^-4-T5>' (-f S**H) 
S-tW>tLTV»<O3W0WLTV>* (R*WMWII14 5 
34 0#. #BB«ttB4 68 9 3 38*. *aBSJWB4 
698348*. *SB«HfI4 9 296 24*, 
IHB385630*. *«HHI534 6905* 

t«a«aiwwffi8»iii»»#iTv^». 4- 

(y'7i;w h*^) -i - tr^u wrivu >tsa& 

»i»BH l 3-2 64 56 2#C««5S*VTV^*«. tf« 
[0005] * 



10 



* ixmtmvtLXit -rim*) *->T**w»i. +«• 

*«. 

[0006] 

< 1 ) TjyMTiKSft.iT 5 HMMc *>Jfctf**>E 

[0007] 
[ft 10] 




h— (ca,)»-ai«-(cH l )o — n — ^ 




(I) 



[00081*1*. Xli^cWK^i^tt^oyvM^ 

[0009] <2) ±£<l)fc»*>T5F»*tt£ 
[0 0 10] (3) T»IIT««*L**Itf>T$F» 
[0011] 30 

1*11] 

x'— (aya-com- (ay n— h— ^ 



(D) 



[0 0 1 2] X'Kt\uyymrF*3ki>L* m 

U1^90S»^. nU2^1 2<0fflSt**c*\ 

[0013] (4 ) TCafiirrssMAior^ fh 

[0014] 
1*12] 

H,C=CHCCNH- (CH|)ii— K-^ 





X [0017] 
[ftl31 

H,N- (CH^n — N— ^ 



(IT ) 



[0015]*U'4>. nl*2*>& 1 2*M»t£*r*\ 

[0016] (5) Tae^uir^sn^sCKors k» 




II (ffl) 

[00 18]^II14>. n(i2^12<0Ottr^r. 
[0019] ( 6 ) TE*IVC**3*t**t<0TS FR 

[0020] 

[fl:i4] 



(IV) 



[0021 ] ^IV*. nii2K 1 2<0fflK*^. 

[0022] <7) TE^T*s*t**i*>T5F»* 

[0023] 
[*1 5] 

R R'N-<CH I >n- 




N 



(V) 



[0O24]3CV«K R#***)b** R'tt. 



( 

7 

~8V4*MI**LTI».*Vv\oTrto»y''fA*. ** 

«*ftl~8T*MK«**LTt»J:iv\ 

fcJMW*. nU2*»4>l 2««»t*rr. 

[00 25 J (8) TTBCVir*9il*Jj:i<»TSH» 

[0026] 

[fcl 6] 

R R*N-(CH I )n— N— ^ 

[0027] R#**0i:* % R'tt. ttSft 

i^. R. R'^^oTAoyy. -ho 
KWtti. ntt2*£l 20fiBt*^. 

too 28 j (9) Tae5«viir^$^3ti<ors h» 

[0029] 

(fl:i7j 

R R* N- (Ciy n — NH 

OCjC « 

[0030] #¥11*, R#*SOfc& % R'ii, ft*R 
1^8r^MMi^*rUrtJ:v>T^y>f;HI| % #*ft 
l-8T4M«i«r«rLTi>J:Vw\oT^y-f^«. ft 50 



) 1MH*9-2 0 5 4 

LTt>J:v*7x ^r^z?*^***^/^* 
^T. R. R'jF-ofc*oT'Noy^ -ho 

****** h^i^ms&«LTt>2v^«ttmtt>r 5 

FfriMW*. ntt2*^i 20fi»*5icr. 
[003 1) (10)TEsWIIT>F**l*a!<0T$ 

[0032] 
Hfcl8] 




[00 33]aCVIIJ«K R*«**^&, R'tt. 
*l-8T*«iS:*LTtJtv^r^y>f;k«. ft* 
* 1 ^8-MHWMrirLT € J: w v\oT/Mr y 4 

iJW»i--i2r^vHf^ia±/\Dy>' % — hoa*n 

ii-* h^^aOMIfirWLTt J: v^x^T/Mr^/P 

at. *jw*i— 1 2T^>-tf^aLb^oy>. - ho* 
*v*tx h^^WiS^LTt Jtv>7xy^^r;^ 
-M**. ft3WM-8r3«S»«:*tT<>Jtt^r;un 
*is*AriK=JV** UHMSl — 8T#««£WLT€> J: 

l««'^rUTt>^v>7x-^T/P3^^^-;l««' 
*frf. R. R'#— olc$r-?T>Noy:^ - ho 

[0034] 2^V. 5$VL j&lllZiStf?>R % R'iiTS 

-/**>«aHrca>o* ^icit r-ti^/K mtr*- 
[0035] *i<ofc^«KOEi^w*sL 9 hmm 

tttLTti. ttfiL rag. 

»5Bft. >-x^tt. >^V^/P^>flft % p-h/l^x 

[0036] 



(6) WWP9-208584 
9 10 
5 FSMHM*. mttmT<r>X$tzLXm***>Zb# [0037] 

r>*. * [*i 9} 



x 



1 r i-<c^)b 




(4) 




<6) 




x— 



») 





XI 




[0038] ia < 1 ) t^s^T. anMMrc**3«ix 40* [0039] ih<2> tawc. -hn&rymj&i* 



052 . 4 -y?oo- 3 ho*/ y ^tiaawwrc 

fcO. XrryxA^>^i£ (Ow.Ber.. 1918.51.1500) « 

^TS>'W6>'T5y«Wlcfc44*W)55« (Synth. Co 
«m.. 1990. 20. 2559. J. tel. Q». .1968.31.898. J. Or 
g.Chea.. 1981.46.2455. J.Aao-.Chca.Soc. .1941.63.852 

*W>R«i. <tF*L<t±hyx*/PT5>' 

oTfrfrirfu SCV1 U<Mt****lZ b&T* I . *50 



«v4i«fl^(ii)(cj:->'rox:^ssasrfr^^ 
tar**. /t?s;«>A*e4itacapttT*«c 
J: ilfittKctcJ: ->t fc*vii*>fc£**»* £ t #t 

[0O40JIS (3) KUJWt. SCVIIOflld** h 

yTA-^3r^h*^>-htaa8rr*^ *m**m 

[004 1 ] IS (4 ) C*WC. *VI<Ofl:d*»TS 



( 

1 1 

Uxt-7\-*i'fifrX=JV- ( Bo c ) (M%£UM*iKcM 

(z> nH^&iwm-wmiWRthztizx^x 

[004 2] IS <5)(Z*»iT. mzttsafroi' 

[004 3] IS (6) \Z3iWX. X-h?U—7 (If 

10044 J IS (7) tc&wc. st*ffl*_h<o*iM; 
/t^i^Attt, (»*L<tt. *■) + 

**. 

[0045] IS (8) fcUftve. 3«II«>fc£**M 

or^>«fci:t,»ai3<fWi(Jtkitf. n.n- a 

£m<zt#x*h. ta, twTfrti>mnfVb') 

p -hA?JL>'XMtiz*>**i^ if ) TaBd^-n*: 
rA*>1ft*Jiitvct,j:ti. 

[0046] is (9)tza»x. axiext&ui&n 

*aatsk, y ?y— a-. x?y— a. n-ytwty 
-a. -f ym/ty-rt^if) 4*a»^*ctfe:j:-,T 

«* (^titr. «s**^h'j->^. flawy? a. 

[0047] *J6W«I T**il* T 5 K«W#3llX 

mmt ixen&mmatzmnjmiz&^-rhzt 
m. *r-fe/m. km. mui. as*, r 40 

v>**Wtt. S*t«. SMH. ARM. AMR. 

*». o-^av, tmmtetmrkti 
i. ^rti<r>*wtz*s\.xxi>. mm*mtzm*i*Bm • 
Kmizxf&L^bmmt^m^hztifivth. ma 

fcfc LTtt. R»W. *te*L itWH. Maen. «s 

«. a**. m&m. mmrn. sun. ?ui3H. 
«. «««. «wnun. **sn. >m a-. smu» 

[0048] «IO<t*SJlV*<0S+ttB«tt. tf 1 U 50 



7> WWT9-20 584 

1 2 

(0049) &W4*auf**mtttmt. vmt 
txAMr. mRXtzizumvhhztt&F* 

[0050] 

[jtttfl] ?Mtm*m*m\zx->xz(>tztmz 

-r-*li. I R*'*? hrt44B*4HCI R-8 1 0. » 
H-NMRW KAtf Virian Unity 400 MB toara 
tn» CJtOSeUfc. 
[0051] MSM1) 

4- T3- «vsM,*#^A„KxA/rsy) -rotf 
2.4-y^no-3-=ha*yyvo.i 9« (0. 

7 6 8hd! ) JKXN- COi'iK**-s1Hltft=Jl') - 
l.3-TU/ty^r5y0.1 6sc (0.768— ol) 
th'jX-f-rt'TSVS ■!«♦>. 7 0*CC3BRLTl*mi 
»Lfc. h yx^-A/T S yfrMETSSLfctt. awy 
^^t=S»U C8f (MKSO4) {ft. *MCf: 

74~fcftt. n -^^tr>-iW»xf-A' (2 : !»/ 
v) SdSSiHcJ: 9, 4- [ 3- (^S^J'** 
jJfxrt'TSy) TofcTA'TSy] -2-^oo-3-x 
ho^yy vo.27g (0.65 l-oi) tire»3tet 

[00 52] * H — NMR (CDC It) 8 (vp») : 1. 
79 (2H,m) . 3.35 (4H,m) . 5.02 (1 
H.br) . 5.18 (2H.8) . 7.15 (lH.b 
r> . 7.37 (5H.m) . 7.57 (lti.t.J-8. 
OBz) . 7.73 (lH.t.J = 7.8Hz) . 7.90 

(lH.d, J-8.4HZ) . 8.21 (lH.d.J-8. 
Ote) 

[0053] (IHtM2) 

3-r = y-4- r 3 - (O^/W^^/l^A-T- 

4 - [ 3 - (^yAJi^-^TU-ji^A-rs y ) me 
A-rsy] -2-?nD-3--f-o*yy >-o. 27 
g (0.6 5 1-oD fry^y-A'io-iamwL. m 

ttlHAMKBO.228 (0. 390-oD ttOtM 
*X2tmmXLt:. RJKSfrlMWIMdR^hy^ 

*8sc*>(t. fiwrx^A-ntifsu. mucts». s 

«(NaiSOi)«. MtfrMETVSLfc. BS»^ 

'J^yA-^^^tryh^^^-CftU ^ooilsA' 
A->^/-/K300: lrMmXWfHZf). 3 

-rsy-4- [3- «vs^A-sj-^^A'4ixA-rs 
y) rotr^ray] -2-^oo*yy^o.i 2* 



1 3 

(0.312«ol) *«*fe»3fe*LT Z<»l>r> 

[0054] »H-NMR (CDC It) * (pp«) : 1- 
76 (2H.m) . 3.30 (2H.m) . 3.42 (2 
H,q,J=6.3Bz) . 4.21 (2H,bs) . 4.44 

(lH.br). 4.92 (IH.br) . 5. 16(2 
H.s) . 7.3 0-7.3 9 (5H.m) . 7.4 6 (2 
H.m) . 7.89 (2H,m) 

[00551 (Wtm3) 

i - r 3- if^jjq^^iuk£zikZAZl rut: 

3-rS/~4- [3 - ( SstlfriZ-foT 

sy) me^TS/] -2-^no^yirvo. 1 2 

* (0.31 2»ol) fchUX***A'h*/lo<-hO. 
5 2.1 (3.12»1) 10 0t:fc3fl*L/C3. 

5*fflM#Lfc. Se***ffF*«LT. 1- [3- 

ecv^ipar^^iwe^rs/) rnt^] -4- 

^DP-lH->fS^/t4,5-c]^yyV0.12 
8 (0.304MO1) *8»feffittfcLTft*:* 

[0056] 1 H — NMR (CDC Is) 8 (ppa) : 2. 
24 (2H.m) . 3.36 ( 2H. q. J — 6. 4Hz) . 
4.67 (2H.t. J = 7.0lfe) . 4.95 (lH.b 
r) . 5.14 (2H.s) . 7.31—7.39 ( 5 H. 
m) . 7.6 2 (IH.t. J = 7.8Hx) , 7.71 (1 
H.t.J=7.8Hz) . 8.0 9 (IH.s) . 8.1 3 

(lH.d. J = 8.4Bz) . 8.21 (lH.d.J = 8. 
4 Hz) 

[0057] (XHH4) 

i- [3 - (^>>?/w^^*iWt^rsy) rot: 

/U] 5*V [4.5-c] *y 

•J^0.12g (0.304»1) £JMb*S-lW [ 3 
3%] 3altfc;U Hrri.54«lffL*:. fSU5* 

&tf«Wct*I^^oo^AT50i*ffiU^. (Hi 

*y-/t—3 2%Wm ( 1 2 : 6 : 1 v/v) MMftC: 
J:D, l-(3-7^roW-4-;oo-lH 

— f ^ [4.5-c] *yy>-MH60« (o. 

1 8 7«»1 ) *»*feffi<*fc LTfcfc. :<0tWWt 

[0058] l H-NMR (CDtOD) (pp«) : 1. 
94 (3H.s) . 2.3 9 (2H.m) . 3.12(2 
H,t.J=7.8Hz) . 4.82 ( 2H. t . J = 7. 2H 
2) . 7.70 (2 H.m) . 7. 9 7 ( 1 H. d. J =8. 
Ofe) .8.27 ( IH.d. J -8.0Hz) t 8.41 



( ) IWrT9-208584 

1 4 

(IH.s) 

[0059] (**H5) 

i - r^rg yyotr/P) -!H^$^/f4^ 
- c i*y»j>-4-T$>^rt 
l - ( 3-rsyrotr/p) -4 1 h— r $ 

[4.5-c]#yyv-iww6o« (o. 187 
■oi) tm&mmsjGmizMu o*i&v 

10 WiWLlN-*IWfc^hU^A*JW0.5«l*lBi 

»faati**^RUx^y-;^^WiyiLt. i - 
o-rsyrnt/p) -ih— f [4.5- 
c]*yy>'-4-r§vi i« ( 0.045 5— on 

ZZm&mm&irnp : 243-245XT <#») ) 

**. 

[0060] IR(KBr)cr»:3320, 317 
0. 1650 

1 H — NMR (DMSO-di) 8 (ppa) : 1.93 (2 
2D H.m) . 2.57 ( 2H. t . J = 6. 6lte) . 4.64 
(2H,t, J = 7.0te) , 6.55 (2H,s) . 7.2 
6 (IH.t. J~7.2Bz) . 7.44 (lH.t.J« 
7.4lte) . 7.62 (lH.d.J=8.0lfe) . 8.12 
(lH.d, J=8.0Hz) , 8.1 9 (IH.s) 
[0061] <5UfcW6) 

4 - T3- (tert-yh^SsAArAi^JUT*;) 7De 

2.4-y^DO-3-~ho^yiiV0.59K (2. 
4 1»l) &tfN- (tert-Th^iofr/Mfx^) - 
30 l,3-ro^^r$y0.42g (2.41m>l) «r 
hUX-^/PTSyiOrt*, 7 0T:ttB8SLTl. 51* 
HKFUfc. «ffT h »J x^/PT 5 t % S9E* 

wt^u^ttMnu *at. «at (Natso4)ft« 

TOU 4 - [3- (tert-rf^S/^^XArTS 

y) roe/prsy] -2-^DD-3--hovJ 

y0.61g (1.6 0«oI) *«fel&ft(mp : 159 
-1 6 liC) t LT»fc. Z<r>h*)(r>iHtmfrr-?lt 

40 [0062] IR(KBr)cr>:3310, 168 
0. 1580 

1 H — NMR (CDC 1 3 ) * (ppa) : 1.50 (9H, 
s) . 1.7 7 (2H.m) .3.27 (2H.q. J =6. 
lib) . 3.36 (2H.q. J = 6.0Hz) . 4.82 

(IH.br) . 7.37 (IH.br) . 7.55 (1 
H.t.J*7.8Hz) , 7.72 (!H.t.J»7.7H 
z) . 7.89 ( IH.d. J=8.2Hz) . 8.27 (1 
H.d. J = 8.4Hz) 

[0063] (XIIM7) 
50 3^7$y-4- f3- (iert-rh^^/^X^T 



(9) 



1 5 

4- [3- ii*rt-7b*i<'t>Jl'tf=Ji'T$S) TDt: 

/vr$y] -2-?DD-3--hD*yy>'0.2 7 
g (0.70»oi) *x*y-/t,7»JWm*U WtT 
r [II] - 2*W*0.5 5s <2.4 5h>1) ZiDtl 

wraiisa«U:* ?&ffl»RJt»«:2N-r>'*-r* 

CAIt. ?OO*/I^T20»iBU ft» (*«*) . 

oa6i(Na,so4)«. *EET*a*«*Lfc. as* 

^V-lWx** (in v/v) jgtflWtt:* 0.3- 10 

r*y-4- T3 - (tert-rh^^/^-;kr$ 
y) rotr/prsy] - 2-?oo*y >jyo. I5g 

(0.4 2 8-oD fr^ftfeteAt LT»fc. £<0*><0 

[0064] 'H-NMR (CDC la) * (nm) : 1. 
49 (9H.s) . 1.7 3 (2H.m> . 3.29 (2 
H.t. J = 6.2Rz> . 3.35 (2H,q, J = 6.0H 
z) . 4.28 (2H.bs) . 4.6 0 ( lH.br) . 
4.7 5 (lH.br), 7.44 (2H.ro) , 7.87 

(lH.d,J=7.6Hz) . 7.94 (lH,d,J = 7. 20 
6Hz) 

[0065] (^18) 

l-f3-(tert-rK^^T?/) z 

f4. 5-cl 

3-T5y-4- [3- { t*rt- zsjjAri£—AST 

$y) rn^ray] -2-^ao^yyyo. i 5 

8 (0.428«ol) fc!hyx^5r;Ph*/P>— F0. 
3 6.1 ( 2. 1 4 mot ) *1ntX* 1 0 0TrC2^B$ 
*fc8 0Trci*WtL*. a&fl^^«JET«* 30 

U ^Dom-.X^y-A' (150: 1 — 100 : 
lv/v) *i«iKcJ:0. 1- [3- (tert-T'h*^ 

^/i^x^rsy) me/p] 

[4.5-c] ^/'jyo. 14* (0.3 88-0 

0 *Bfi»5fc (mp : 15 5—1 5 6*0 tLXm 

[00661 1R (KBr)ar 1 : 3 3 8.0 , 168 
0. 1520 

1 H-NMR (CDC 1 » ) * (pp.) : 1.4 7 (9H. 40 
s). 2.22(2H.m). 3.30 (2H,q, J=6. 
4Hz) . 4.68 (2H. t, J = 7.2Hz) . 4.7 (1 
H.br) . 7.6 6 ( 1H. t. J=7.6Hz) .7.72 
(1 H.t.J=7.6Hz) . 8.09 (lH.s) . 8.1 
6 (lH.d.J = 8.4Hz) . 8.2 1 (lH.d.J = 
8.4Hz) 

[0067J (Wt«9) 

1- (3-T*Sy*n±?jV) -4-*pp-i H->f * 
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i - [3 - (Urt-^h^^^n^r^y) roe 



y^5o«r (o. i 39hod trnfLx+uysmitzm 
*u hU7^oento.i lai (i.39m>d *m 
tmm?i BWfL^. R*»*«ffr*«u arc 

1 N-*^^hy->i^c»«lil«^JBi*fr*i. 
^DO^/PAT5BttflBL. «t (NaiSO«) ««E 

[4. 5-cl*SVyi4m (0.0 5 36b ol) 

[0068] IR(KBr)cr' : 3400. 159 
0. 1510 

'H-NMR (CDCli+CDiOD) * (ppm) : 2. 
06 (2H.m) . 2.72 ( 2H. t . J =6.8fe) , 
2.98 (2H.br) . 4.64 (2H.t. J«7.0B 
z) . 7.57 (lH.t. J«7.6Hz) . 7.61 (1 
H.t. J- 7.61b) . 8.03 (lHs). 8.05 
(IH.d. J -8.0Hz) . 8.1 1 (lH.d, J-8. 
Ob) 

10069] (**0I1O) 

1- (3-7sV7PW -1 H^grrrr4.g 
-c 1 ^>J>-4-rgy^tf (+<rs<> \ 
l- (3-T$ymtr/w -4-^dd-ih- < s 

*V [4.5-c] *SV>14mt (0.0 5 3 6«d!> 
trWglHUiLiL t fcAit. *9 S-frSmlBOf&WTm. 
#T>*:—T3ml*mt* 1 5 0T:CJd*LT 1 WW* 
Lfc. rat»«:«ffFWBL. B*C1 N-*tWfcrh 
U^A*»«0.3«l^tti»as*«rWSlLT. 1- 
(3-7S^W -1H-- - fS4T[4,5- 
c] #yy>-4-T$^8«f (0.033 l«ol) % 

nr. 

[0070] (»MU) 

4-^^TS/-l- f3- (tert-n»S, 
jfr/UKx/PTS y ) 7-PtfJtO - 1 H-4 3 W T4. 

1 - [3- (tert-rh^^;l^x^T$y) TDt 
*] -4-^DD-lHM^/ [4.5-c] *y 
UV30«f (0.083 laol) tCOS^TSV la! 
fcfc*. 15 0T3C^LT3l«S8I#Lfc. MET* 
»0^>^T 5 >*V3k L . lN-ttHfc***** 
£«t**P2/T2BI*aiLfc. fflMS**tf»fc** 
*MJOMc**T^U «*(NaiSO«)t* % M 

r^7-c— fcrftU ^oozt;^A->^y— A^(l 5 
0: lvA)»ai«4HClO. 4-^^TSy-l 
- [3 - (tert-rh^^/l^jJfXA^T^y) 7Dt 
^1 -lH-4 5rV [4.5-c] ^yy^3 5« 



1 7 

(0.081 lMt) *efe»*(inp: 17 1-17 

[00711 1R ( K B r ) or 1 : 3330, 170 
0. 1 590. 1 540 

> H — NMR (CDC la) (pp«) : 1.46 (9H. 
s) . 2.1 8 <2H.m) . 3.25 (2H.m) . 4. 
57 (2H.t.J = 7.0fe) . 4.64 (lH.b 
r) . 4.9 5 (2H, d. J = 5.2Hz) .6.05 
(IH.br). 7.26-7.36 (4H.m) , 7.4 
7 (2H.d, J = 7.6Hz) . 7.5 1 ( 1 H, t . J — 
7.6Hz). 7.82 (lH.s), 7.92(2H.t,J 
«8.0Hz) 

[00721 (99W12) 

-ci *yj>-4-T5:/gtea(*g>3) 

4- ^>^;PT$y-l- [3- (tert-n^y 

finsX-frTSS) roe;H -iH->f s^vu, 

5- c] VU^30ig(0.0695«Dl) **K3« 
113WKU *WK/^^A-K«[2 0X] O.lg 

(6:3: 1 v/v) WMBhfc 9B MM >1 H» **. 

/P) - lH--f$r/[4.5-c]^/U^-4-7 
5 >-7«g ( 0 . 0 2 9 O-ol ) LT» 

[00731 (»t«13) 

4~ T4- (tert-yh^^^^T^/) 7^ 
75/1 -2-^PP-3--ho^/Vv^ffi 
2,4-^OD-3--hD^y»jy0.72g (2. 
97— ol) JltfN- (tert-rKy^^-^) - 
l,4-y7S/^y0.56g (2.97— ol) frh 

irxf-n/rsvi 2«i*. 7 oxrtrmgftLT 1 . 5^a 

U tg* (MgSO«)flL *ffT»*S£«:£L 
fc. R^n-^tV-yXf^i-f^ ( 1 : 1 v/ 
v) Thy^-xP-hL-CFKU 4- [4- ( te r 

t-rK^Jtc-^rs/) r^/v-T^y] -2- 

^DD-3--hDV;y0.97g (2.46nol) 
**fe«3fc(mp : 12 5-1 26.51C) t 

[00741 IR (KBr)cr':3340. 328 
0. 1 680. 1 540. 1520 
1 H — NMR (CDC Is) * (pp.) : 1.46 (9H. 
s). 1. 63(2 H.m). 1.78 (2H.m) . 3. 
1 9 ( 2H.q. J =6.4Kz) . 3.47(2H.q.J = 
6. 1Hz) . 4.68 ( IH.br) . 6.4 1 ( 1 H.b 
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r) . 7.52 ( 1H. t. J-7.7te) . 7.74 (1 
H.t. J-7.8fe) . 7.91 ( lH.d.J-8.4H 
z) . 8.1 1 ( 1 H.d. J=8.4Hz) 
[00751 (Wt«14) 

*y) 7+>VT*s^ -2-^dd#/ij^ 
4- [4- (tert-rh^^^-ypr^y) r*-^ 

7$y] -2-^DD-3--hD^f/ijy0.5g 
(i.2 7»l) £x*y-/H3«ifc:IWfU mitt 

io r [in • 2**mn.o* (4.43»d tmtim 
7oo*/^T2®«jaju (Am*) % tt» <n 

( 2 : 1 v/v) »SBH#fc: J: 9 SM»*S*>. 
-TSy-4- [4- (tcrt-rh^^^X^S 

y) y^;krsy] - 2-^DD^yyyo.i2g 

(0.329-cl) ^fffettfAh LT»*:. COtW) 

[0076] IR (KBr)cr 1 : 3270. 168 
0. 1 540. 760 

l H — NMR (CDC la) * (m) : 1.44 (9H. 
s), 1.64(4H.m). 3-17 (2H,q.J=6. 
Olfa) .3.27 (2H.t, J = 6.6Hz) .3.89 
(IH.br). 4.15(2H.bs). 4. 59(1 
H.br) . 7.47 (2H.m) . 7.77 (lH.d.J 
= 7.6Hz) B 7.89 (lH.d. J = 7.2Hz) 

[00771 i&mis) 

30 1- T4~ < tert- 7 h ^ isHfm^frT 5 / ) 7^ 
^1 1 H-^f $rV f 4.5-cl *y 

3-7$y-4- [4- ( Urt- IsftlV&ZJVT 

$y) r^/pr^y] -2-^oo^yuvo. 1 4g 

(0.384wl)tChUX */M7W h - h 0 . 3 
2m\ (1.9 2-ol) frADX. 10 0-CCa«iLTl* 

*y-/P (15 0: 1-100: 1 v/v) 
40 *). 1 - [4- (lert-rh^r^^/^-^TSy ) r 
-4-^OD-lH->f$r/ [4.5-c] * 
yU^O. 12g (0.321— ol) £SHWM»5fc (m 
P : 14 8—1 5 0-C) fcLT»fc. <Itf>t>W>iHt» 

[00781 IR(KBr)cr>: 1695, 1510 
•H-NMR (CDC Is) & (ppn) : 1.4 2 (9H, 
s) . 1.6 2 (2H.m) .2.06 (2H.m) . 3. 
21 (2H.q. J=6.4Hz) . 4.58(lH,b 
r) . 4.6 5 (2H.t.J=7.4te) . 7.6 6 (1 
50 H.t.J = 7.2Hz) . 7.72 ( 1 H.t. J = 7.6H 
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x) . 8.02 (1 H.s) . 8.1 3 (lH.d.J-8. 
4fe) . 8.21 ( lH.d. J-8.2H*) 
[0079] (XftMl6) 

\- <4-T*S7+lU) -4 -»OD-lH-^5r 

1- [4- (tert-7h*~>i/)Utf=JUT$S) 7+ 
rt>] -4-^oo-lH— f S^/ [4.5-c]*/ 
y^O.lOg (0.2 6 7ssol) tflMt*9-t'>'6il£ 
*WU h'J7/W*D|>«o.21il (2.67b>I) * 

iz i n -*mfc7- h v »> 2«iav*tt*tjnt 

T^DO*^r5H*ajL. «£» (NatSOi) tfttt 
EETsWLfc. Hat^x-MX-^* (Wt^-f-UV 
t^«*tf) Tf-'J^jLU-hLTWWHt-aTXL. 1 
- (4-TSyrf-A') -4-^OD-lH-fSr/ 
[4.5-c]^!/y4 5-g (0. 1 64-oD firfttf 

[0080] I R (KBr) cr> : 34 0 0. 295 
0. 1.670. 1 520. 1360 
'H-NMR (CDC It) * (pp.) : 1.51 (2H, 
m> . 1.96 (2H.m) . 2.66 (2H.t.J«7. 
2fa) . 3.03 (2H.bs> . 4.53 (2H.t.J 
= 7.4Hz) . 7.56 (lH.t. J = 7.4Hz) . 7.6 

0 (lH.t.J = 7.5fe) . 7.97 (1 H.s) . 8. 
02 (lH.d,J=6.4Hz) . 8.04 (lH.d.J = 
6.4Bz) 

[0081] («ltMl7) 

i-(4-75yr»A.) -i H-^5^rr4.«;- 
l- u-rs./r-tA') -4-?od-ih- i 

V[4.5-c]*y»J>'40s«(0.146ssjl) *ft 

miiuijL«cx#i. jt?s-*auiRx/ttBTm*r 

>*XT4sIMni. 1 5 0*CCiB»LTHIH»t 

1 n k «j *.mc**o . 5si tjoifc. mm 

*5riFT2Ui:^y-/Wi»^W&ftLT. 1- (4-T5 
yr^) -1H-- f 5**/ [4.5-c ] *yy>'- 
4-T5:<'14■g (0.O548s>ol) frgWttfilg/l 
(m P : 227-230. 5TI (#**) ) fc LT»fc. i 

[0082] IR(KBr)ar>:3340. 318 
0. 1650. 1 530. 1400 
'H-NMR (DMSO-de) 9 (ops) : 1.30 (2 
H.br). 1.39(2H.m). 1.89(2H. 
m) . 2.5 5 (2H.t. J-6.8Hr) . 4.59 (2 
H.t.J = 7.0Hz) . 6.56 (2H.bs) . 7.26 
(lH.t.J=7.4Ht) . 7.44 (lH.t.J = 7. 
7Bz) . 7.62 ( lH.d. J=8.0Hx) . 8.0 5 
(lH.d.J=8.0Hx) . 8.1 9 (lH.s) 9 
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[0083] (9EHM18) 

4 -*>S?n,T£ y- l - T4 - (fart-rn^rt, 

*xa,ts y ) ~ i h — < s ir*r r 4 . 5 — 

1 - [4- (tert-rh*^iWJx^TSy) ft 
4,] -4->rDO-l H--f 5^V[4.5-c] <*y 
UV70«(0. 187ssd1) CO^TS V2slt 
Jni. 1 5 0^«a"(LT3iWWfffUt. *ST3*»1 

tfyc'yn/rsj'WMfcu 1 N-«av«wct id 

7-hU^A^cflirCft^U IOt (NatSO*)tt. « 
£ETJ8Wt«*Lfc. BBLtri'V J*?avb 

0 : l»/v) *ttJft»-CJ:9. 4-^^7-5^-1 
- [4- (tert-rh+i^/Wtfxrt/rsy) T'f-vH 
-lH->fS^/'[4.5-c]*y!/>'79sf (0.1 
77s*»l) t-&fiRt(mp : 151—15 3. 5"C) 

**. 

» [0084] IR (KBr)ari : 3380. 331 
0. 2930. 1680. 1595. 1540. 124 
5. 1160 

'H-NMR (CDC It) * (pps) : 1.42 (9H. 
s) . 1.58 (2H,m) . 2.02 (2H.m) . 3. 
18 (2H.m) . 4.55 ( 2 H, t . J = 7. 4Hx) , 
4.55 (lH.br) . 4.95 (2H.d,J = 5.6H 
*) . 6.03 (lH.t.J = 5.6Rz) . 7.23-7. 
36 (4H.m) . 7.47 ( 2 H. d. J =7. 6Bz) . 
7.51 (lH.t,J=7.8te) . 7.75 (1H. 
0 s) . 7.90 (2H.d. J=8.0Hz) 
[0085] (5CHW19) 

l- (4-rayr**) -1 H-^g^r r^.s- 

4-^Vi^/PTSy- 1 - [4- (tert-'?h*i'*n> 
X=JVTS.S) 7W1 - IH-4 srV [4.5- 
c] 4fyUV6 7sg (0.1 5 0sm>1) *<¥K5slt3* 
«U *8WK/^y->A-J8l [2 OX] 0.15 s* 
aoi2BBMrt!SKlUfc. R)KS«:^tL. KETStt 

) -CftU ?nn*W - y ? y — /l— 3 2 %MI 
( 6 : 3 : 1 v/v) fM»#J: 9B8**0IW**». 

r^*y»aLTffl*tjPXiL. l-u-rsyy* 
-1H-- (srv t4.5-c]*yy>-4-T 
Sfl4s«(0.0 54 8ssol) *K»fi»3fcfc LT# 
fc. CflfcWJWWtt, JBtMl 7«>fc£*fc-»l, 

fc. 

[0086] (StttM20) 

1 - r 3- f T4 - (y7x-)l>X^) 

f4.5-c1#y»JV-4-yg>^s? 
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21 22 
a) ^ooRUO.l Og (l.lHol) JUM- (3 9J-*K 1 0 : lv/v) ^BttML fc. «Mfr * 

-Ti/ro^) -lH-<f $4^/ [4.5-c] * «*Ti!»L. <6* (NatSOO MEmffBtrV 
y»jy-4-r$^0.24g <ls*>l) £N.N->* !l»£r^U^y/Wr^A^OVh^7-f-iC 
*/P*/UAT5K3 0slldBSU 1- (3-5**** ' ftU ;dd*U»^^^(8: lv/v) j»a» 

(EDCI ) 0.298 <1.5-o!) tlDiTMrCl T h U^l^-h 1 - [3- IT?»*T 

ma&Lt:. EJ5*i^*£*ii. ?oo*rt^TlBL $y)rotr^] - 1 H->f a^/r4.5-c] *y 

^od^->^/-/K10: lv/v) T3®»ai U V-4-T 5^0. 1 4 * (0.4 74s«ol) fe«»fe 

Ltz. *«Ji****?iB*U WKNatSOO »* (mp : 173-175X;) t LT*fc. 

t*. *ffT*****LT. 1- [3~ [ (^oort 10 <ryttKttT-*\mT<nm*)~C*>h . 

+M rotf/lO -1H- <$^/[4.5- [0090] IR(KBr)cr«:3330. 320 

c] *yyv-4-rs^a^j«iifr»^ ccoflt* o. 1630. 1525 

M2*&&Zt:*>* f*mitr&X<r)BU&zm\>xt:. >H — NMR (CDC Is) & (pps) :2.?5(2H. 

[0087] b) a)T*£ftfcl- [3- [ (?o m) . 3.4 7 ( 2H, q, J =6. 5Hz) .4.61(2 

OTtf/P) T5/3 TO^AO -1H — f S^V H.t.J=7.0fe). 5.47(2H,bs). 5.7 

[4.5-c]^y»JV-4-T5V^)«±««ltX^ (lH.br), 5.71 (lH,d, J=l 0 .4Bz) . 

y-A^alCjgjKU 4- (^7x^W) e** 6.0 9 ( 1 H. d d. J= 1 6.8. 1 0.48z) .6.3 

V2S> mm&0.\4g (0.4 7 2ssol)&MttB* 2 (lH.d.J = 16.8Hz> . 7.33 (IH.t.J- 

XtfiJ^48mg (0. 566-oD fcjDi. 7* 7.6lte) . 7.53 ( 1 H. t . J = 7. 8Hz) . 7.83 
■WSBMU:. ^WHfc#«Urifc#. «PW**ffF 2D (lH.d.J=8.4Hz) . 7.92 (IH.s) , 7.9 

■il^. 3 (IH.d. J=8.2Hz) 

tftL. ^DD*;U-^^y-^(30: 1-20: [0091] (9BtM22) 

lv/v)Sffi^JtO. 1- C3- [ [4- (y*7i 1- T3- T F4- (^x^h^) -l-tr*C 

Mr*') - 1 s/>rw] T$/]r u^^rm/ty^ ^i rsyi yotrjH -iH->f$ 

D^] -1H- f S^V [4.5-c]*y»J>—4 W *y»J V-4-TS >>g>^ft 

-T5X2 0«g (0.0 3 64-dI) *SWfe#AWfc 1- [3- (Wl^ra/) 7D^] -lH-f 5 

LT»fc. Zi0h(T><O^f£m^-9iiSaT<rm^Th ?Y [4. 5-c ] *SV V-4-T5 V0. 1 2s 

ft. (0.406n>l) *X*y-/H OilOiU 4- 

[00 88] IR(KBr)cr>:3320. 165 (^x-^h^) IMtfW • WB0. 1 3 S 
0. 1525. 1070. 700 30 ( 0.4 27s»I ) &l^*aM*^N 9 *A38s* ( 0. 

1 H — NMR (CDC la) (pps) : 1.70 (2H. 447mo1) fcjai.. imM*M9il>tz. T****»3§ 

m) . 1.86 (2H.m) , 2.19 (2H.m), 2. LTH*** *»S€r*aU m**T a*? 
27 (2H.t,J = 10.4Hz) . 2.74 (2H. < -tCfttfc. ^OO^/t^-^^y-iM 4 

m) . 2.98 (2H.s). 3.3 9 (2H.q.J = 6. 0 : 1 v/v ) ttfiBWNC J: 9 SW*fc JKMHctt 

5 Hz) , 3.45 ( IH.m) . 4.54 (2H,t.J« X-f^Th KLTWBL* 1- [3- 

7.0Hz) . 5.49 (IH.s) . 5.6 0 (2H.b [ [4- (^7x^Ky) - 1 -e^US^Tn 

s) . 7.21-7.36 (1 OH.m) . 7.38 ( 1 /t>M/H T5.Z] 7o^] -lH->f [4. 

H.t. J«7.2Hz) . 7.51 (lH.t.J = 7.7H 5 - c ] *J V >-4 -TS VI 5m ( 0. 1 3 3m 

z) . 7.82 < lH.d,J = 8.2te) . 7.89 (1 J) fcfltlMMB* Up : 178— 182T:) fcl/tt* 
H.s) . 7.90 (iH.d.J=8.oife) 40 ti. Z<n\><n<n%^m^-9\iS^^ f )Thh . 

[0089] (£Jt0l21) [0092] IR (KBr)cr 1 : 3330. 320 

1- T3- (TgUifcTSy) TuKfrl -1 H-4 * 0. 1640. 1530. 1080. 700 

T4.5-c1 *y»J^-4-T3><D^fc •H-NMR (CDC It) £ (pps) : 1-61 (2H. 

1- (3-T5/roW -1H- f 5^/ [4.5 m) . 1.84 (2H.m) . 2. 1 3 (2H.m) . 2. 

-c] */V>-4-T$>0.248 (lssol) *N. 20 (2H.m) . 2.38 ( 2H. t . J «6.0Bz) . 

N-zSjt+n,7t+frJ»T$r3 0w\tzmML. T9 % )MSl 2.54 ( 2 H. t . J -6. 0Hz) . 2.74 (2H. 

7 5*1 (I.IhoI) (3-WWSyr m) . 5.48 ( IH.s) . 7.21-7.54 (1 1 

Dtr/W -3-Xf-^/WiK^$l«- OM0.2 9 H.m) .7.51 ( 1 H. t . J = 7. 7Hz) .7.83 

g (1.5-oD €r^ftaT3.5WBWPU^ »6 ( 1 H. d. J =8. 4Hz) . 7.9 1 (IH.s) . 7.9 
atOklriDi, ^DD^AtlB, ^OOJtvWX-* 50 4 (lH.d. J=8.4Hz) . 8.68 (IH.br) 
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(0093) (XHM23) 

i- (4-7$yrw - 1 h-4 srv [4. 5- 

c]#yy>'-4-T$>'0.26« (1— >!) *N.N 
-^f^ATSH 3 0«1£BSU X7U/HB7 
5/iI (I.IhdI) JUF1- (3-y>W^rn 
tr/P) - 3 -X!+MkMt&<i 5 H • ttttttto. 2 9 g 

< i . 5-di ) *io*s*T i mitt Ltz. sjcat^c 

( 1 0 : 1 v/v) T4SttmL^. W«W€r*tt 
*Tifc»U «£» (NaiSO*) fk. *ffT»**W£ 

Lfc. astray ftynrt^A^ovh^^j-eff 

U ;DD^->^y-^ (10: 1— 8 : lv/ 
v)*aaHK:J:<K 1- [4- <T7V*>T$S) 7 
-1H-- f S^/[4.5~c] *yy*-4- 
T$V90mg (0. 29 1 mmo 1 ) *«*fe»* 
(mp : 17 6-1 7 8T?) 

10094] I R (KB r ) car 1 : 3 3 20, 320 
0. 1 640. 1 530 

1 H-NMR (CDC Is) * {mm) : 1.6 5 (211. 
m) . 2.04 (2H.m) , 3.40 (2H,q,J = 6. 
7Hz) . 4.58 (2H t t. J = 7.2Hz) . 5.50 

(2H,br), 5.52(lH.br). 5.65(1 
H.d/J = 10.2Ht).6.03 (lH,dd.J = 16. 
8. 1 0.4te) . 6.2 7 ( lH,d,J = l 7. OH 
z) . 7.3 3 (lH.t,J = 7.6Hz) , 7.53 (1 
H. t. J»7.7!te) , 7.83 (lH.s). 7.83 

(lH,d, J=8.6Hz) . 7.93 (1 H.d.J = 8. 
4Hz) 

[0095] (XttM24) 

1- T4- T T4- (v7^X^» 

Y f4,?-c1 f/7>-4-T5^ftlfi 
l- [4- <r?'j/w$y ) -ih->( 

V[4.5-c] ^yy-4-7$y85ig(0.27 
5— >1) *JC*/-/P7«lfc:»WU 4- (^7x^ 
*h*>-) tr^'J£/V «KWI88« ( 0.2 88«-o 
I) &^«l*«th'J^2 5« (0.3 0 2—51) * 

mt. i«wBiaLfe^ lti**, net 

ftLfc. ^DD^A-^^y-^(50: lv/v)» 
hLTSTXU 1- [4- [ [4- (y'7x- 

/I,* >**$✓) -i-t*#tij$;y7o/t/4JtO rs/j 

r^/P] -lH->f$r/[4,5-c]^y»j>-4 
-7S>4 8n (0.0832— >l) *fife»;K (m 
P : 174-17 6X:) t LTf**!. C^t>W>*He* 
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[0096] I R (KBr)cr' : 3370. 310 
0, 2950. 1640. 1530. 1090. 75 
0. 705 

•H-NMR (CDC 1j) * («*) : 1 .4 8-1.6 
3(4H.m). 1.77(2H.m). 2.01 (4H. 
■ ) . 2.30 (2H. t. J = 6.0Hz) . 2.44 (2 
H.t. J-6.0Hz) .2.63 (2H.m) . 3.28 
(2H.q, J = 6.5M2) . 3.3 7 (lH.m) . 4.5 
6 (2H. t. J=7.2Hz) . 5.42(2H.bs). 
10 5.47 (lH.s) . 7.21-7.35 (1 1 H. 
m) . 7.51 ( lH.t. J = 7.7Hz) . 7181 (1 
H.s ) . 7.82 ( 1 H.d. J = 8.0lfe) .7.92 
(lH.d. J«8.0lte) . 8.58(lH t br> 
[0097] (XK0125) 

1 - T3- r f4- F (4^DP7x^) 7*ZLA, 

pg/H - 1 H->f *M T4. 5-c 1 */>J>-4 

1- [3- 7D^] i S 

2D *Y [4.5-c] #yUV-4-TSV50«g (0.1 
6 9-01) *J:*y-*5«lWWKU 4- [ (4-* 

6 0«g (0. 1 78— >!) RV&tokX+bVVAl 6m 
8(0.18 6—>1) fr^tlBMifiL^ TOM 

( 4 0 : 1 v/v) «a3S^tC J: 9S0*Mr**>. #ttf? 
itti-f /PTh »Jf aU-MTTOL, l-[3- 
[ [4- t (4-;nn7x~^) 7i-^h#y] 

lH->f$r/[4 > 5-c]^y^-4-7$>'4 
0ns (0.06 6 9— >l) (mp : 17 0— 

i 72. 5x:) t LXfttz. zni><wr>toiemT—? 

[0098] I R (KBr) c«~ 1 : 3 3 2 0. 320 
0. 2940. 1640. 1530. 1080 

1 H-NMR (CDC la) 6 (pp.) : 1.5 9 (2H. 
m) . 1.8 1 (2H,m). 2. 1 3 (2H.m) . 2. 

2 0 (2H.ra) . 2.3 7 ( 2H. t . J =6. Ote) . 
40 2.54 (2H. t.J-5.8Hz) . 2.72 (2H. 

m) , 3.37 (2H,q. J=6.4fe) . 3.40 (1 
H.m). 4.59 (2H.t. J = 7.0Hz) . 5.43 
( lH.s) . 5.4 5 (2H.bs) . 7.2 3-7.3 
4 (10H. in). 7.51(1 H.I.J =7.6Hz) . 
7.83 ( 1 H.d. J=8.4Hz) . 7.91 (1H. 
s) . 7.94 ( lH.d. J=8.4Hz) . 8.59 (1 
H.b r ) 

[0099] <Xft*26) 

1- T3- (4-^0^/^1,7$/^^ 
50 fld HHH$// U.5-c1*y>J>-4-T 
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1 - o-rsyrotr/p) -1H-- f S^/U.S 

-c] */»y-4-T$y 0.24 8 (lmol) *N. 
N-s/ # >^^AT5F3 0«I«dB«iL. 

bko.i iii a. Imodium- o-s«**t 

5 yrotr/W) - 3 -X*/l^fr/Wfi^ 5 K - ttUKtf 
0.29s < 1.5-ol) ^ttijgarJWMtfft^. R 

«**IS*T»»U «Jt <Na2SO«)SL *ET* 

hLTWXU 1 - T3- (4-^oo^y>f^r 

ro^n - 1 h— r srv [4.5-c] *y 

»JV-4-7i>'30tt (0.08 6 7— ol) €:898fe 

[0100] IR(KBr)cr>:3330, 320 
0, 1 650. 1 530 

1 H-NMR (DMSO-ds) * : 1.91-2. 

04 (4H.m) . 2.26 ( 2H, t , J =7.4te) . 
3.12 (2H,q,J = 6.2te) . 3.64 <2H,t, 20 
J-6.6Hz) . 4.59 <2H.t.J = 6.8lb) . 6. 

5 8 (2H.br) . 7.26 (lH.t.J = 7.4H 
z) . 7.45 { 1 H.t. J = 7.8fc) , 7.62 (1 
H f d t J=8.0fe) . 8.03 ( lH.d. J = 7.6H 
2) . 8.0 5 (lH.br) , 8.20(lH,s) 

[0101] (5S*«27) 

1 ^ T 3- T \4- (^x-^K^-l-^ 

'jyyr*y>f/HT3yi :roe;H -ih-^s^ 
-/f4.5-ci ^y»jy-4-r$^a 
i- [3- (4-^oo^r^y>f/PT5y) me » 
/p] -m— ra^v [4.5-c] *yyv-4-r 

5y2 5«(0.0722«ol) . 4- (y'7i^ 
h*y) e^»J£/V *<OaM4 4«g (0. 1 44—oD 
&trafc#y^40«<0.289-»l) fcN.N-i; 
^t^^TS K3.l«trc, 1 0 01Ctt«*LT8** 
ISWff LA:. EJ5»fc:*«:ani^ ^do^AT2EHA 

iKu eat (Nazsoo nETmuzmzLtz. 

u*A,A-xrs—fr (1 50: 1— 70 : lv/v) J» 

zuwe Jt o go******. »««*«x-^r h y 40 

faU-MT % 1 - [3- L [4- (y'7x^h 

;H -ih-4 srv [4.5-c] ^yyv-4-r 

5 VI 5«g (0. 0 26 0—oD (mp : 1 

5 8-1 6 2. 5<C) fcLTftt:. ^OtWMTO 

[0102] I R (KBr)d' 1 : 3200. 164 
0. 1 530. 1 070. 700 
'H-NMR (CDCls) * (ppa) : 1.62 (2H. 
m) . 1.77<4H.m). 2.10(2H.m). 2. 50 
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1 9 (2H.m) . 2.29 ( 2H. t . J -7. Ofe) . 
2.34 (2H. t. J~6.4Bz> . 2.69 (2H. 
m) . 3.35 <2H.q.J=6.5fe) . 3.40 (1 
H.m) . 4.58 (2H.t.J = 7.0Hz) , 5.45 
<2H.bs). 5.47(lH.s). 7.19-7.3 
4 (1 IH.m) .7.51 (lH.t, J«7.7Hz) , 
7.82 (lH.t.J-n8.4te) . 7.92 ( 1 H. 
s) . 7.93 <lH.d,J=8.2Hz) 
[0103] («i«28> 

^f3- (!?^oD/K^y^T$y) roe 
l- (3-r$yrnw -ih->t syr^.s 

-c] *yyv-4-T5>-0.3 2s (1.33-1) 
*N.N-zS*+A*iA,J>T$)*4 0mHzagiL. 5- 
^OOafWftO. 1 5al (1.4 6-ol) AIM- (3- 

^f^rsyrot/n -3-x*^#/Mf$^r sf 
• aumo. 38k (1.99— >n tUBtm&Timm 

m,tz. WttX^T20*^iC^ 
OD*^-^^y-^ (10: lv/v) T2H»»U 
fc. *M****Tifc»U «£* (N at SO* ) * % 
*iI**ETW*Lfc. B»*x-7^TKy**U- 
hLTWXU 1- [3- (5-^nn^^y>f^ 
T$y) TDtf/H -lH-<§^/[4 > 5-c]# 
yy^-4-TSVO.l 6* (0.44 5— ol) 

[0104] IR(KBr)cr>:3470. 329 
0. 1650. 1525. 1395 
1 H-NMR (DMSO-de) fi (ptm) : 1.62 (2 
H.m) . 1.70 (2H.m) . 2.00 (2H,t,J = 
7.0Hz). 2.12 (2H.t.J=7.4Hz) . 3.12 

(2H.q. J = 6.3Hz) . 3.62 (2H. t. J = 6. 
2Hs) .4.59 (2H. t, J = 6.9Hz) . 6.6 1 

(2H.bs) . 7.2 6 ( 1H. t. J-7.6fe) . 7. 
4 5 (lH.t. J»7.8Hz) . 7.6 3 (lH.d.J = 
8.4Hz) . 7.98 (lH.br) . 8.04 (IH.d. 
J=8.2Hz) . 8.2 1 ( lH.s) 

[0105] <33fW29) 

1 - T3- T T4- (y'7x-/Mh^y) - 1 - fcf^ 

*v r4.5-cl*yu>-4-T*^>^fc 
l - [3- (5-^oon^v*y>f*T5/) roe 
/W] -1H- T [4.5-c] ^yyv-4-r 
$^50tt(0. 1 3 9— ol) . 4- (>?7xX/k*r 
*$✓) e^U^ «|«B4 2«g (0.1 3 9— ol)& 
^98^^^58^(0.4 1 7— ol) SrN.N-^V 
^*/I^T5F3«l«»rt\ 1 0 0T:t:jWRLT7lWa 

a»er^$^^^o-7h^7-f-(cftL. 
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10 



?00*/W*-> fj-iv (10 0: 1—70: 1 v/ 

v) mmm»izxoB#m*m*>* jwwaatx-x* 

rhU^AW-hLTWRL. 1 - [3- t [4- 

roe/u] -ih-4 srv [4.5-c] 

•jy-4-Ti>20ig(0.0338»l) *e«a 
* (mp : 1 5 2-1 54T:) LT»fc. ^tW) 

[01 06 J IR (KBr) a* 1 : 3330, 3 20 
0. 2940. 1640. 1530. 1070. 700 
'H-NMR (CDC Is) 6 (ppa) :1.50(2H. 
m) . 1.6 4 <2H.«).1.6 9 (2H,m), 1.84 

(2H.m) . 2.08 (2H.m) . 2.19 (2H. 
m) , 2.20 (2H.t. J = 7.4Hz) . 2.30(2 
H.t, J=7.2Hz) . 2.70 (2H.m). 3.36 

(2H.q. J=6.5Hz) . 3.4 1 (1 H.m) .4.5 
7 (2H.t.J = 7.0fe) . 5.45(2H.bs). 
5.49 (lH.s) . 5.94 ( 1 H. t . J= 5.8H 
z) . 7.21-7.37 (1 lH.m) . 7.52 ( 1 H. 
t.J«7.7H2) . 7.83 (lH.d. J=8.4Hz) , 
7.90 (lH.s) . 7.92 ( 1 H.d. J = 8.4lte) 

[0107] (XJtM30> 

1- T3- <e-7a*+s*+ S4fl>T-*S) TD^ 

;H -iH-*s^rr4.g- c i*yij>-4-T 

1- (3-TS/roW [4.5 
-c] ^ytl^-4-T5V0.24« ( ImoD *N. 
N-yxf^ATI K3 OildHU 6-ro* 
^TOV»0.2l8 (l.lwl) Atf 1 - (3-^* 

^rsyrrotr^) - 3 -x*»jto**ii&M 5 f 
iwo.298 (1.5-dd aariwwfL 
fc. ra&»^«s*^tti.mBx^/i,T2BmasL. « 

« (NaiSO«) flL *ffT***«*U:. «**x 

-f-^$ &C*T h V f^l/- h LTSOXU l-[3 
- -ih 

-4 5^/ [4.5-c] ^'jy-4-7^50>g 
(0.12 0»ol ) **aft»3fcfc lt»*:. :<ot<o 

[01081 IR(KBr)cr>:3330. 320 
0. 1 540. 1 540. 1 395 
1 H-NMR (DMSO-de) * (pp«) : 1.36 (2 
H.m). 1.52 (2H.m). 1.70 (2H.m). 
2.00 (2H.m). 2. 1 0 (2H.t. J»7.0U 
2). 3.11 (2H.m). 3.60 (2H. t . J = 6. * 

VA>Vfy*S5<>U-b (SP-20) 

sy**->*M yme^ ( i pm) 
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*8fe) . 4.59 (2H.t.J«7.0R2) . 6.56 
(2H.bs) . 7.25 (lH.t.J«7.4fe) . 7. 
4 4 (lH.t. J=7.4H2> .7.62 (lH.d.J« 
7.81b) . 7.95 (lH.br) . 8.0 3 (lH.d. 
J=7.4Bz) . 8.20 (lH.s) 
[0109] (Xttfl31) 

1- f3- T f4- (y-7x^h^) -1-^ 
lU&$&£Zdlk} 7$71 yotfAO -1H^^ 

i- [3- <6-ro*'v*trv-f*T5y) roe 

/P] -lH-^f [4,5-c] *SV>-4-T 

5^4 Smg (0. 1 08hoI) % 4- (y7xZ^h 
*£✓) tr^U>?> ■ 4&0R&6 5ag ( 0. 2 1 5-dI ) R 
MWt*«J*A59«g ( 0.4 3 0»l ) *N, N->?> 

*vp*/w*r$ K3«i+. i oorcaaiLTSWBHi 

*?Lfc. Ktf»jS£4c&2D £ ^ n o^/WAT 2 BMbttS L * 
tttt (Nat SO*) tt, *BET***S*Lfc. Bite 

W^-lK150: 1— 70 : lv/v) ffttSft 

-MtWtU 1- [3- [ [4- (^71^1 

AO -1H-- f srv [4.5-c]^yi;y-4-7 

$^28«g (0.04 6 2—oD (mp : 

15 1-15 5TT) LTlt*:. ZtOLMfrt&mT 

[0110] IR (KBr) : 3330. 294 
0. 1630. 1540. 1070. 700 
1 H — NMR (CDCIs) * (pp.) : 1.31 (2H. 
m) . 1.48 (2H.m), 1.63(2H.m>. 1. 
70 (2H.m) . 1.86 (2H.m) , 2.07 (2 
H.m) .2.17 (2H,t. J = 7.6Hz) . 2.20 
(2H.m> . 2.27 ( 2H. t , J = 7. 6Rz) . 2.7 
1 (2H.m) . 3.37 ( 2H. q. J = 6. 5H2) . 3. 
42 (lH.m) . 4.57 ( 2 H. t , J -6. 8H2) . 
5.45(2H.bs). 5.50(lH.s). 5.62 
(lH.t. J = 6.0H2) . 7.2 1-7.37 ( 1 1 H. 
m) . 7.5 3 ( 1H. t.J=7.7Hz) . 7.8 3 (1 
H,d,J = 8.4Hz) . 7.90 (lH.s) . 7.93 
( lH.d. J = 8.2H2) 
[0111] (Wtt*32) 



40 



0.28 
2.0g 
0.4s 
7.4g 
O.Og 



[0 112] 8OrCtoftt^yn,t^vq&y^U-3K50*h (SP-20) 2*l3*«iHfc^0.2s*iD;UB 
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tmmit:. ztiizs. vx+ym4 •/rotr/P ( i p 

m> o.4 gt*t*nk. snzmmm (so-o ut 
**v^aftv-ty>-7.4«tjBi. WrWra^sa 

[0113] (lt««l ) 

8 O'CCfflftLfc'f yx^T U >tt5 gCJHBWM 9 
888 1 5C£«05*SfC**Wi'f S**K0. 5g 

tjDi-flrflWWLJt. zntz. tmmm (box:) lx 

*jv«reft7-t'J^l 9.5g*lD£. aftLSrtf&S 
[01141 (it«W2) 

0. 1 2X'JyfoyVWI (fsJV^WB) **<0i 
[0115] (%HM33> 
(1 ) ttKfra 

<«3 0 0-6 0 0g<Dtttt. Hart 1 ey«*H 
^ (*A*:/v^U-) *«HLfc. WWfjaiT. 
1 s h 1 i h (Nainyn-Sclaiedeberg's Arch. Pharaco 
1.. 332.219-223.1986) fcj: OIH&Sflfc***-** 

IdROfcufctt. «WMR#k:-t->r«2~3««iO«lW» 
tf-fcWOSJU *<*r^2**4,»ra«**fl*L 
!t. «*<*3 7t:(3n&U:£*iK (Krdw bicarbonat 
ejt:NaCI 1 18.1*, CaC 1 1 2.5*, K 
HjPOi 1.2*, KCI4.6*. MgSO) 1.0 
*, NaHCOi 25*. glucose 11.1*. p 
H: 7.6 5) fc^LfclOBlV^rxSfWifcaBS 
U 9 5XOt. 5%COiO)itei#X*m&LK. ft* 
offlBH** 1 g t U *<0»KttSWjSHfc*Se!j r 9 
^fi-t- (NEC San-el. Type 45196A) 
©J7XT(NEC San-ei.Type 1236) fitlX-O 
(RIKADBKI H-50) _LC£»L*:. 
[0116] fttt* 1 IWH incubation UKtX? 
5>- ( 1 0"*M) *tt*L.T«B»6*»*:. Cit** 

fc. **(fc^&2 0iHBIMMU tt*<b34M&-*tt 

[0 117] fc**S>OBMfcta-«*«*fc:. 4 5 

(1— <V7+H>-\H-4 S^V[4.5- 
c] V-4-7SV) . tBy7x>-tH5SV 

»tf*«9Ht&*MiDMso (y^f-^x;p*#j^H) 

(DMSOO?/jf *S»*T<0«»*«»i 0 . 
IX) Lfc. 

[0118] (2) It* 



30 



( I CaaHt) t-EtT*)* 1 Sft 
«22, 24. 27. 2 9*tf3 1<Dfc£*tt>»7i> 

[0119] 
[HI 1 

XI 



10 



mm<t±m 


ttt^i wws (i c; 


< t K 


>10*M 




1.5*10- f ll 


WM12 2 


3.4xlO' v M 


Jt*ff2 4 


4. Ox 1 O 'ftf 


XMH2 7 


1. 9X10-H4 


«M2 9 


3.4xlO- ? M 


XM31 


2.2xlO' ? M 



[01 20] ( 



34) 

m 



!MWi4aiK0Ba 1 b/c7W (at) tB*^l/7 
2D (*) ±9WU<LlMWM{am<rM<z9mtz&L 

[oi2i]a>r-t%Maomi 

0. 9%«Hfc^h y>A*SWt2 OnlC-V^fc s »7tr 
— (Dermtaphagold mpUr on yap inug : International B 
iologicals.lnc.;Lot.No.l4679) 1 gfcttftU 3 Onl 
0**i^--( Xtfv r.«*U *#T. 4 0 0 0—4 5 
OOmnr*t^'fXLfc (BaMITT**i^MX 

■MXLfc) . **y-MXLfc««*5 0nl<oaitta ! 

30 S»T3 5 0 0rpnT54MaafefTVV 

WO«ttfC»LJt (»»A) . C««ff£2Eai038 
•TiktrioT. «»B. **C£«K:. ttft* (RO 
*) T-H)-fc»L«9*rM (H**«(«) : Seamless C 
ellulose Tubinng) t. JgfflA. B. Cfc-tft-PilJJA 
U, 4-CT-0 . 9 %fflfc-r h 'J ^A7jq«jfft:ttLT— 
*. a«**T». *»A. B. C(T)9> 

>WM&9VW%MXt V (Protein assay Reagen 
t BCA Kit: PIERCE. Inc.) "CftjgU 5 0 

Ojug/alO^V/t^iWKCSrfcJ^tC. 0.9X*(fc7- 

40 bO^J^kmtCCmiLti. ;ilfe»3«ai«:»^LT 
1 5nl<0^fUTDeWV-f-jt.-7'Cl Onir->»iiL. 

r-tmmmtLt:. z(?mmi®m*rtx-- a oxrc 
[oi22] awf^&txfie 

SI) -v7X<rj|TO<rj*Tt:C<^8at200*il« 
50 [0 123]*fiU*J@aff2 1H«t:. 0.9X«t 



(17) 



3 1 

•thv *>j**mmT2 o o ii «/■! m wty age— 

«ft) «rffl^T5 0/il«4-t-*Ci:»CJ:-jTff">fc. 
1 0 1 24 ] S&jf@CUtfffllft*?>BSl 
£84 8«l3ftfc:SttK£)lc J: 97>>x»lfiLVSn 
*»*M«TO9« 7--*v*XfcaMJ>**i&Clc«B* 

feLhSSBCttft LTHSE Lfe . EJgLfclfcftll. JKftfc 

< q o a noma* i*tL-ymtz&mv>T>i><r>*4i 

fcIMi2-±*<02*irCffo^> . a^aowamtr 
■ftfll (4 003) T. l«J)Tlc«S/5 0<n«W»fc 

10 1 25] WH*(%) = ( (»ffiJMP«Ktt 
-Wllft^Hja^lKOKFWEftft) 
ft) ) xi 00 

loi 2 6) atf-astrata** 

JtttH3 2<0*ttCJ: OfWLfc. 

roi 27] ®aatjK^*t£ 

dressing technique * 
• 2 



ftW*9-208584 
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10 



20 



* (ODT) ) 
Afc^aftCi^t^iiAttVy-y^Tflltftltn:. ft 

2«BtfCft*U:. ttftff*«3 *itZ9v 

Tid M Mlftll 7 7* (Johnson t Johnson PCDICAL IN 

*Lfc. «4*li-e3fc9 5 0«fcU 
->HiflT05 J: 3 CSfiftB J: •) 3 HftSift Ufc. 
10 1 28]ftS»B-fiSB (ftfiftft) -ftfiSB 

(»3H) 
[0129] (2)J8ft 

2%<r s**Kftw, mtmte&*r>2%xm. o.i 

2*nSW^ * * V >4m<0*ttKK*ff>r=£87 
^^Aft«FIWil«KJBCJtr*IWM6«t-«2> 3tZ 
*T. «ft»Oft^<0*<<l*Ha««B«-S*ft^^ 
^V'JdKftfcftfttLbfcftftLfc. 
(01 30] 
(*2 ] 



[0131] 



ft#x* 












0.33*6.33 














519.6±129.66 






1M. 0± 33.22 


ms7 


nM2 2*<te« (2 KM) 


237.6± 53.76 


54.29 




281. 6± 60.64 


46.67 


* *[*3] 

S3 




Ml* 




HMtftCOUcs) 






12.60±100 




'-US ' j 








*Wt*» (cent) | 




371.42* 71.02 








217. 40± 18.51 


4L46 




61. tt± 1L64 


68.36 


«H2 7©ft*t (2H«) 


235. 60± 67.11 


36.66 


»M2 9(DftMl(2Nfti) 




382. 00± 67.72 


2.53 
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166L75±13Ln 


56.99 
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ft#Mr 


wt*m 


*» 


mm (*> 




«B 




teAt ii 


4 


0 


16.4 


MM2 2 


ttuAs it 
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91.8 


100.0 


Bat/fcv PC 
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28.6 


41.4 
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23. 8 


64.4 
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AB Title compds. I (X « H, halo; m = 1-9; n = 2-12), which show eosinophil 
infiltration inhibition and antihistamine activity, are prepd. Eight 
types of intermediates for I are also claimed. An EtOH soln. contg. 0.12 
g 1- [3 - < acrylamino) propyl ] -lH-imidazo ( 4 , 5-c) quinoline-4-amine (prepn . 
given), 0.13 g 4- (diphenylmethoxy) piper i dine. HC1 , and NaHC03 was refluxed 
overnight to give 75 mg I (X = H, m = 2, n = 3) , which in vitro inhibited 
histamine-induced contraction of tracheal muscle of guinea pig with IC50 
of 3.4 .times. 10-7 M, vs. 1.5 .times. 10-7 M, for diphenhydramine . HC1 . 
An ointment contg. I was formulated. 



